X-ray Structure Analysis Online 2011, VOL. 27 33 2011 © The Japan Society for Analytical Chemistry There has been recent considerable interest in boron chemistry owing to its use in the Suzuki-Miyaura reaction, 1 as boron compounds are relatively non-toxic and thermally, air-and moisture-stable. Research in boron chemistry has also been sparked by the remarkable studies by Stephan and co-workers who found that sterically-hindered boranes react with bulky phosphines to form 'Frustrated Lewis Pairs'. 2 Our group has been investigating the synthesis and reactivity of novel bulky boranes and we have recently prepared Tl[B(1,2-O2C6H2-3,5-ditert-butyl)2] and found that this species reacts with phosphinorhodium chlorides to give TlCl and rhodium salts where the arylspiroboronate ester is too sterically hindered to coordinate to the metal center. 3 To expand the chemistry of this thallium complex we added one equivalent of commerciallyavailable FBMes2 (Mes = 2,4,6-trimethylbenzene) in 10 mL of THF in an attempt to stabilize a dicoordinate boron cation. 4 Although we were unable to generate a stable boron cation, we did observe the formation of 2 equivalents of the neutral species MesB(1,2-O2C6H2-3,5-di-tert-butyl) (1), as shown in Fig. 1 , in good yield. The solution was heated at reflux for 48 hours, at which point solvent was removed under vacuum. The resulting oil was dissolved in hot hexane and filtered to afford a clear pale yellow solution which was stored at -30˚C. Colorless crystals of 1 precipitated and were collected by suction filtration. Yield: 76%; mp: 151 -153˚C. 1 performed and a hemisphere of data was collected on a Bruker AXS P4/SMART 1000 diffractometer using w and q scans with a scan width of 0.3˚ and 10 s exposure times. The detector distance was 5 cm. The data were reduced (SAINT) 5 and corrected for absorption (SADABS). 6 The structure was solved by direct methods and refined by full-matrix least squares on F 2 (SHELXTL). 7 One of the t-butyl groups was disordered and the site occupancy determined using an isotropic model as 0.64 (C21-C23) and 0.36 (C21'-C23') and fixed in subsequent refinement cycles. All non-hydrogen atoms were refined using anisotropic displacement parameters. Hydrogen atoms were included in calculated positions and refined using a riding model. A summary of the crystallographic data and structure refinements is presented in Table 1 .
The molecular structure of complex 1 is shown in Fig. 2 , and the selected bond lengths and angles are listed in Table 2 . A crystal structure analysis confirms the formation of complex 1, which contains a three coordinate boron atom bonded to one mesityl group and to one of the bulky catecholato groups. The formation of 1 presumably arises from initial abstraction of the fluoride to give TlF followed by a boron substituent redistribution reaction. 8 The bond distances and angles within the mesityl boron fragment are similar to those reported in related compounds. 9 The B-O bond distances are typical for three coordinate boronate esters containing catechol groups. Indeed, the two bond distances (1.389(2) and 1.391(2)Å) indicate that dative bonding between the oxygen lone pairs and the empty p-orbital on the boron atom is significant in the title compound and is consistent with other similar species. 10 The two planes generated between C14-C15-O1-B1-B2 and C1 to C6, i.e. the dioxoxoborole ring and the arene ring, is twisted out of planarity by 33.04(7)˚. Further studies on the reactivity of this thallium salt are currently underway, the results of which will be reported in due course.
